The crystal structure of the title compound, C 13 H 13 NO 2 , is a polymorph of the structure first reported by Helliwell et al. [Acta Cryst. (2006), E62, o737-o738] . It is also monoclinic (space group P2 1 /c), but with completely different cell constants. The molecular conformations of these polymorphs differ by a 180 rotation of one formyl group. The present molecule is planar [maximum deviation 0.089 (2) Å ] with the exception of the two methyl groups which lie on either side of the plane. There are strong intra-and intermolecular N-HÁ Á ÁO hydrogen bonds. The latter link pairs of molecules across crystallographic centers of symmetry. Two aldehyde O atoms are brought close together [2.896 (4) Å in this arrangement but are not hydrogen bonded. In the earlier polymorph, one formyl group is rotated by 180 to yield intermolecular hydrogen bonding and an infinite polymeric chain. The other formyl group is involved in the same intramolecular hydrogen bonding as has been found here.
Related literature
For the crystal structure of the other polymorph, see : Helliwell et al. (2006) . For a discussion of crystal growth conditions that can affect the occurrence of polymorphs, see : Hulliger et al. (1994) . For chemistry involving 2-(diformylmethylidene)-3,3-dimethyl-2,3-dihydro-1H-indole, see: Baradarani et al. (2006) .
Experimental
Crystal data Table 1 Hydrogen-bond geometry (Å , ).
Data collection: APEX2 (Bruker, 2007 ); cell refinement: SAINT (Bruker, 2007) ; data reduction: SAINT; program(s) used to solve structure: SHELXS97 (Sheldrick, 2008 ); program(s) used to refine structure: SHELXL97 (Sheldrick, 2008) ; molecular graphics: SHELXTL (Sheldrick, 2008) ; software used to prepare material for publication: SHELXL97 and publCIF (Westrip, 2009 solution of phosphoryl chloride (10 ml) in dimethylformamide (15 ml) was added dropwise with stirring over a period of 1 h at below 283 K. The cooling bath was removed and the reaction mixture was stirred at 363 K for 2 h. The resulting solution was poured onto ice water (400 ml), the pH was adjusted to 9.0 by the addition of aqueous NaOH (35%) whereupon the solid product was precipitated. It was filtered, washed with hot water, dried and recrystallized from n-hexane/ethyl acetate to give a yellow solid in 4.35 g, 58% yield. Further recrystallization, from ethanol/water (3:1 v/v), led to a mixture of lath and prismatic habits. The prism cell dimensions confirmed the form reported earlier but the laths appeared new.
Refinement
C-bound hydrogen atoms were placed at calculated positions (C-H = 0.95-0.98 Å) and refined as riding with U(H) = 1.2-1.5 times U eq (C). The N-bound hydrogen atom was located from a difference map, and freely refined to give a bond length of 0.93 (3) Å. Primary atom site location: structure-invariant direct methods Extinction correction: none
Special details
Geometry. All esds (except the esd in the dihedral angle between two l.s. planes) are estimated using the full covariance matrix. The cell esds are taken into account individually in the estimation of esds in distances, angles and torsion angles; correlations between esds in cell parameters are only used when they are defined by crystal symmetry. An approximate (isotropic) treatment of cell esds is used for estimating esds involving l.s. planes. Symmetry codes: (i) −x+1, −y+1, −z.
